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When the Zeisel method is applied to compounds containing
nitrogen, it must be remembered that alkyl groups on nitrogen may
occasionally be partially replaced to yield alkyl iodides. On the
other hand, under the influence of HI, an alkyl group might con-
ceivably be transferred from oxygen to nitrogen.
The apparatus ordinarily used in that shown in Fig. 12.
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fig. 12.
For the analysis of a 0.300 g. sample, the 50 cc. r.b. flask A is charged
with 15 cc. of redistilled aqueous hydriodic acid (sp. g. 1.68), a chip of clay-
plate and a trace of red phosphorus. It is connected with the small con-
denser B containing water at about 40-60° which, in turn, is connected with
three wash bottles C, D, and E. The first contains warm water and i g. of
red phosphorus to remove HI and I« vapors, while D and E contain 40 cc.
and 20 cc. respectively of a saturated solution of AgNOa in absolute alcohol.
Before proceeding with an analysis, a blank test is made. The flask A
is heated to cause appreciable refluxing. A stream of CO-j, purified by passing
through aqueous AgXOs and next through HjSOj, is passed through the
apparatus (but not through the HI solution) as indicated. No turbidity
should be observed in the flask D during an interval of about 10 minutes.
The flask A is now cooled, the sample introduced, and the heating and
passing of COo repeated. A white precipitate of the silver iodide-silver
nitrate double salt separates in flask D after about 10 minutes and the reac-
tion is usually completed in 40 minutes.
The silver nitrate solutions are now combined, diluted with several volumes
of water, acidified with nitric acid, boiled gently for several minutes, and the
silver iodide determined gravimetrically.

